Phosphorus oxychloride (5.3 g, 0.034 mol) was added drop wise to a stirred solution of methyl 3,4,5-trimethoxyphenylacetate (7 g, 0.029 mol) in freshly distilled ATJV-dimethylformamide (30 ml) at 550 °C. The solution was then heated at 100 °C for 10 minutes and stirred overnight. The reaction mixture was poured into aqueous sodium acetate (10 %, 300 ml) with stirring. The resultant precipitate was recrystallized from ethyl acetate to yield methyl 2-formyl-3,4,5-trimethoxyphenylacetate (4.5 g, 0.0168 mol) as colorless crystals suitable for the X-ray single-crystal structure analysis.
Source of material
Phosphorus oxychloride (5.3 g, 0.034 mol) was added drop wise to a stirred solution of methyl 3,4,5-trimethoxyphenylacetate (7 g, 0.029 mol) in freshly distilled ATJV-dimethylformamide (30 ml) at 550 °C. The solution was then heated at 100 °C for 10 minutes and stirred overnight. The reaction mixture was poured into aqueous sodium acetate (10 %, 300 ml) with stirring. The resultant precipitate was recrystallized from ethyl acetate to yield methyl 2-formyl-3,4,5-trimethoxyphenylacetate (4.5 g, 0.0168 mol) as colorless crystals suitable for the X-ray single-crystal structure analysis.
Experimental details
The large R values are caused by the slightly poor quality of the crystals. Solvent molecules were not found in the structure. Only the Hlatom (at C10) was refined due its importance in the hydrogen bonding, while the other Η atoms were added geometrically.
Discussion
The reported compound known as methyl 2-formyl-3,4,5-trimethoxyphenyl-acetate is the intermediate for the synthesis of naturally occurring biological active isocoumarins and 3,4-dihydroisocoumarins. The most important naturally occurring isocoumarins synthesized by the title compound is (+)-kigelin [1] . In the title crystal structure, the bonds lengths within phenyl ring lie between 1.383(3)Äand 1.410(2) Äwhich highlights the aromatic character. The valence angle C2-C3-C4 (121.7(2)°) is larger than the standard value of 120°. The opening of this angle is due to the presence of the two methoxy and one formyl groups on C2, C3 and CA, respectively, which involves a decrease of the ring angles of CI (119.5 (2) 
